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Abstract of JP571 02889 

NEW MATERIALiA compound of formu!al(R1 is H or benzoyl; R2 is H. OH. acetoxy, acetylthio. halogen, 
amino or azido; R3 and R4 are H or acetyl) and an acid addition salt thereof. USE:A carcinostatic agent 
having the growth inhibitory action on L5178Y cells. PROCESSrThe OH groups at the 3'-and the 5'- 
positions in a compound of formula II are protected by 1 ,1 ,3,3-tetraisopropyldisiloxa-1.3-diyl group, and 
the OH group at the 2'-position is then trifluoromethanesulfonylated to give a compound of formula lll[R5 
is group of formula IV (i-Pro is isopropyl)]. The resultant compound of formula III is then reacted with an 
alkali metallic salt of acetic acid to afford a compound of formula V (Ac is acetyl). The protecting group in 
the resultant compound of formula V is then removed to afford the compound of formulal(R1 is H or 
benzoyl; R2 is acetoxy; R3 and R4 are H). 
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(.1 , 1 . 5, h - T 7 ^ :/ o }£: Ti, h 

-9- 2^ ' 1 . 3 'i^^Ji')^^9yiy>'A^ii^ 

ito VSLA 2 7 0 «fo 

MMR : «ppiD(CDc^3) 

1 . 1 ( 2 8 H . ^ y D A- ) , 1.61(5 
H , e.. OCO0B3 >^ 4.45(2H.-f'^i>r. , 
H - 5' > * 5.3 2 ( 1 a . t. . B - 3'.) ^ 
5.44 ( 1 H , d.d., H - 2')\ 5.6 — 6.0 

( 4 H , MHg *'it)fH-6'.H - r. DgO -C 

2 H ) » 7.6 9 ( 1 H , e., H - 2 ) * 8.54 
( 1 H . e., H - 8 ) 

U V I jt Sax 2 6 1 o m 

MS : 5 4 7 (M*) . 504 (M-* -45)352. 
2 2 8.1 3 6 . 1 3.5 . 

2) ±6e:5l^t:^e>^^vt^fiSt:eo2 7 0 I^;'^^^»7K7^ 



miflS57-l02889 (10) 
M ^ -Ai (:> 0^ it v- V ?:/*^A'Tx* = !>.t 1 4 0 

«e<&i4i^y--n.i»b#eAUT2'- 
( R) - T-fch+i^ - Z-^;i-4-s^;f7P^y:^ 
^-A^rl&^o <Kft120«?(iRm80fl6) 

195-197*0 
5nc *r C CiaH^^gO^Hg i u T ) 

c ^ H ^ N jS 

fflf^SfiS 5 1.1 2 4.9 8 2 2.7 4 

tt 5 1. 1 4 4.9 5 2 2.9 4 

NidR : ^ ppm(Duso- de) 

1.5 2 ( 3 B . 8.. 000CH3 ) ^ 4.1 7 (2H. 

5. br, . H - 5' ) . 4.8 2 ( IB , S tor.. 
B - 5' DgO -c d ) , 4 .9 7 ( 1 H . t . , OH . 
5' . DgO i 55 « ) > 5. 1 8 ( 1 H d.d. . B 
- 2' ) » 5.5 5 ( 1 B . d. . OB - 5' DgO i 
5t « ) * 5.6 4 ( 1 H , d.d. , H - r ) ^ 
5.8 0 ( 1 H , d. , B - 6' ) ^ 7. 1 8 ( 2 B. 
br . e. . NH2 . i 35 «i > > 7.8 2 ( 1 H . 



«..B-2),8.11(lH,e..H-8) tt»fe 49.13 5. 00 26. 0 4 

• max 2 6 2 nm. KMR: « ppiB(i>US0-d6 ) 

14S;306(M*+1).505( 14''),304, 4.14(5B,in.,H - 5' H - 2' ) . 

287,262:245, 156. 155. 4.56( IB, t. .a'-5'.D20-Cd)^4.86 

CD ; (tf J - 1 1.9 0 0 ( 2 5 2 OB. flgO ) ( 1 » . « . . oa - 5' . d^o ^ r « ) ^ 5. 1 8 . 



?^ C5 W 7 



y A 



5.2 2 (^ 1 H .i&d., OH - 2'J>l:u:oH-i'. 
2' - ( R ) - t K- B - 2' - ^ ar •> ;^ ^ 5 DgO i ji: fii ) , 5.5 2 ( 1 h . d.d., b - r ), 

5.72( 1 H , j^o ,H-6')v 7.10(2 
2'-(R) -T-th:*^5/-2'-9*j*-4»5^. H,-t»^ tor. , o. , HHg ) ^ 7.7 8 ( 1 B . e. , 

>'5^i^A(7a) 74n5?K:>^y~yi.feTx*^ B-2). 8.12( 1H.fl.,i].8) 

T(>^>'-A.50f:*rcO*CT:T>'*^T;!rx^ UV: j"2° 2 6 2 o m 

max 

fife«i5-K"itffy^:aDA> M!at:5.5^Pdjai*U7to = 264 (""+ 1) 26 5 (m*), 2 45, 216. 

«ffiTt:a«8«®L^ »®ei)Sr. ^*x^>r.^j^, 186. 136.135. 

^«jSAUt2'- (H) - tKox^.i^-2'-^:*- Ti-c : Rfg =0.10, Rffi£:0.46(xjpy-/u 

'^5^4^:?^?yi^vA^:^/co 'R«:185«y.(JR +^^!>fiittS©ft^ftT:^*^T*(0.5M) 

*^2*) 5:2^iJ*4^/^«) 

ltt^:2 3< 9-240. 5*0 9i.«fBl^8 

5c « ^ ( CiiHj303N5 KHgOtLTj H«--5:^ir^A.-Z-(R)-T-teh*V-2' 

9»^^••^i^:^y9y•^:^A 

ftumiat 4 9.0 1 5.0 1 2 5.9 7 (1) 9^ ® 1« 5 tMd ^ ^ :^ -f ^ - ^ . h y 7 
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(11) 



57-102889 

■■) 



jt? /i- -a X- j» di L » 7rvi5Ei..ito mmiBictSLS&km 

-j'^y'-z^t 1 : 1 )-c»aj» tftBE«giU*r 

KUR : a ppiD(SUBO-d.e) 

1.1(28H,>fyy'otf/i,), 1.60(3 

H , B . , O0OCH3 )^ 4.46 (2H .^i.tor.. 



3§BnB357-102889 
H - 5')^ 5.3-5.5 ( 2H . B., a - 2'i* 
1 H - 5' ) * 5.8 7 ( 2 B . H . 6' X 

H - V).» 7.4-8.1 ( 6H , 7 3i A0' -f XI 
h:x4^1D^H-2^Jt«H-8), 8-76 
( 1 H . a. , H - 8 $ ifctt H - 2 ) ^ 9.0 4 
( IB . l)r . , WH ) 
MS:651(M*>.608,622.591. 
504.369.352.1 05. 
12) 6tIge:35)*X-i(Sbn)t^fiKtei.4 Sofi'^rSftzKv^ h 

jur ^ - if 2 ^ 09 ^ m JLx ^ mm-e ^ 0 » 

y-A.:^. t>^jeaL-CN® - '^^r-f/*- - 2' - 
(B) - T•fe^*i/-2''-f*•^^^;^?^^y&' 
i^A:fc^§,teiKfl:15fly. 
fl4X5i:205--207*'C 

MSB 4 ff m (DMSO -dg) 

1.5 2 ( 3 a . B.. OCOCB3) , 4.2 0 ( 2 h. 

m.. H - 5')» 4.88( IB .d.d.. B -5', 
DgO -e d . ) 5 . 0 3 ( IB , t , , OH - 5' . 



I>20 iSE*)* 5.26( IB , d.d..B-^), 

5.6 2 ( 1 B . d. . OH - 3' . i 35 1ft ) ^ 
5.87 C2a .H-6'*-*I0^a- v)^ 7.4 
— 8. 1 ( 5 B . n. . 7>x\= A. 5^ B h ) » 
8.22c 1 B . B.,B - 2*yfc«H-8); 

8.7 IC IB . B.,H-8 2)%:«H-2)> 
1 1 . 1 5 ( 1 B . tor . , NH . DgO i: 5? ^ ) 

Me:409 (m*>408. 349 , 304 . 
2 2 8. 1 0 5 

^'L\'L" 2 8 1 nm 
max 

C 56 B 5S N 5S 

«05tfiS 5 7.5 5 4.7 8 1 6.7 0 

gt»(ifi 5 7.4 1 4.8 2 1 6.7 4 

^ ^ 9 

y :^ A 

N®- ^>.vr-f/w-? - (R)-T-b^4-^>'-^ 



Dowex 5 0 (B*) -C»»'*aLito **«Tx*=.T 

' (S$ mi 3. A^ { 1 : O^r^i^Si^UA^^ 
/^^4iTL0(cJ:»? Rfg = 0.1 0©/*xK^:36»t 
^.-5 o ^oa*yuA->^y~ju(i: l)-C}Ib 
m» fiREE«BdLX2'- (R) - kL V o 2*- 

^ hi^it 2^ - C R) - t KDs^'i/- 2'-^;*-'^ 
^ » ««J 1 0 

y A 

1) S5tt«4t-<8yfc2-o-hi;7A.;to>;jiv 

;^ywtf;jii/w-5'.5'-0>( 1 , 1 .3 .3- 

4 A.)%'f^j*y'^K 6 3.7«yfc'^*'tf-/'^-«' 
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) 



(12) 



*#iBB3 57-1 02889 

) 



* ;^ T K 0 . 5 t U * C n Kl T *>Mb 

i> Rf g = 0.1 0«jfiO-'*>'K*3*>#^&o 

- ( R ).rTS^K - 2'-^;<-*i^ - 5', 5'- o 

- ( 1 . 1 .5 . 3-^h9'fyyo»^»'S'5^ 

%>to »W:fii:4 3«vCitX^81 56 ) 

Sfe/S; 1 89-- 1 9 1*CCafe^<*:iei6) 

7c » ^ «f ( CgsHgeOgHeSijs tut) 

C ^ H 5S N ^ 

5 1.8 1 7.1 9 2 0.9 5 

*t 5 2.0 4 7.2 2 2 1.1 1 

NUR (CDC £3) : ^ppm 

1.1C28H.^y?^citfA.), 4.27(1 
H.d.d..H-2')% 4.4 4(2H,e., 



33BliBS 57 -102889 (12) 

5.06(lH,d..H-l')» 

5.8 4(lH,Ji*o,H.6')^ 7.6 4 
(lH.e.,H-2>* 8.38(1H,B.. 
H - 8 ) 
• '»»l°x^2 <^ 2 .00. 
MS : 5 5 0 (W) .4 8 8 ("''4 2) . 4 8 7 

(M* -43). 452, 524. 
IR : (KBr) 2 1 1 0 cn'^ . 

2) 6llSe:»i5feX-{9bn^2'-(R)-TS?K-2' 
-^j!-*4'-5'.S'-o - (1 . 1 . 5.5- 
5^^?^yy*otf>^s?5/l>|*^•J^>' - 1 , 5-5^ 

^ A. ) ^ :f 9 ^ i/ A 25 0ffl5>t«ft7Kf" 

K o 7 ? ^ 5.11/ K:i:D*L* ^ia-Cfti^U4 7>ib 

»<b-f- h^'^^A.ri^^^tfJ- 1 35»ySrzroJL 

%i«:x^y-vu3D.C,||iteaU'CZ - (R) - T 
j^P- 2'-^;<-*s^*?^^-^6'>'A^:4S:^o 
fil 1 0«9(iRie825S) 
fifeXS; 2 51-233 -C(»») 
7C SR ^ C CiiH^gOgNe t L "C J 



o 5( B « N 

i»J3£(ie 4 5.8 6 4.2 5 5 8.6 6 

tt 3ilS 4 5.8 5 4.2 0 3 8.7 7 
MMR : * ppia(DKeo-d6) 

4.1 5 ( 2 H , ^ tr. , H - 5' ) ^ 4.2 7 
( 1 H , d.d. . H - 2' ) V 4 .8 1 ( 1 H , r.. 
H-3')^ 4.95(lH,t.,OH-5'. DgO 

5.6 4(lH.d.d..H-l')^ 
5.7 5 ( IB . d. . OH - 5' . DgO t 5E ift ) ^ 
5.77( IB .J«5»o.H-6')*^ 7.21 

( 2 B , br. . B. . MH2 . DgO i 5?g5 ) , 

7.88( 1 H , o.. n - 2)^ 8.15( 1H, 

e. . H - 8 ) 
* 'III 2 6 2 a». 

MB : 2 8 9 (M"*+ 1 ) 2 8 8 ( ) 2 4 6 (M*" 

-42)186.156.15 5. 
IR : .»N3(KBr) 2 115 cn"^ 
CD : (tf ] - 1 9, 9 0 0 ( 2 5 5 om. H^O ) 
9g ^ 1 1 

2*- (R ) - ^Do - 2' ' ^ ^ ^ ^ ^ y 



A 

S* «S W 4 -C IS ^ 2' - h «;:'>^s^a^^y^y^^, 
*^-3'.5'-0.(l.l.3.3-:5^h9>f 
y^PDif-puS^s^D^-jf^^ - 1 , 5-i'^/i')4.y' 
^ ys/i^A 5 0 Oq?*-^'*^-!^y ^^uijs^^ih^uT $ 
K 5«^^ci:^^L^ cnmig-jb a 4 3*^*^., 

ffi A u * ^ o D * iu'it fflfim-fao ^i6iis«r*et 

U» ^yh^^^lPspffijfcti^u^^* 

«Sb^o J^B3<&*i^oo*A.A - X^y->v(15 

: 1)^:fflv^*>y*^r->u^^TLcK:il> Rf 3 
= Q.5 1tiri£0-rPyK't:^&. flft^io i^on^tvuA 
-^^y->u( 1 : l)x-|ftaiU^ iifeBEKSJU-C 
2* - (R) - ^?o^-2'•^5^«*-4^-5'. 5'-o 
- ( 1 . 1 , 3. }> ' 7- y ^ -i y ^ XX y£ A. *j */ n 
^ ^ ' 1 . 5-i^-fA.)*:/'^yi/i/jit?lf-i>o 

a««9t^i»orf-.>vj^-y^y-/u(5:l) 
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t#BaBB 57-102889 

) 



tM^^i^^)ft^^^m'rhovcJiS> Rf 2 = 0.14 
ttiS©^<i^K^:;d»#JR*o ^ " o jtx ji. - 

1 .: 1 )-cj*a3L» «Es^:r*o 

Z-f**s^;f?^9>s^i/A4^|§^o <R3ft1 2ff 
*V . ( IR ^ 6 5 * ) 

235-2 551C(^^) 
5c « ^ <?f C CiiHj^jjO^Ngce i L -C D 

c 5( u ^ n « c« ss 

(II9Sg«[ 4 6.8 8 4.5 2 2 4.7 9 1 2.5 1 

&t»<iS 4 6.9 0 4.2 9 2 4.8 6 1 2.5 9 

NMR ^ ppiD(I)M60>dQ) 

4.1 6 C 2 H . nr.. H - 6' ) * 4.5 4 

( 1 H , d.4., H - 2' ) ^ 4,9 1 ( 1 H . t.. 

H - 5' ) ^ 5 . 0 0 ( 1 H , t . . OH - 5' . DgO t 

5.74ClH,d.d..a. r)^ 5.85 
( 1 H , d. , OH - 5' t 5f » ) % 5.8 6 

( 1 H . J o , H - 6' ) * 7.2 1 ( 2 H . 

br, e. . NBg . BgO ^ 5f » ) ^ 7.9 6 ( 1 H , 
a..H-2)» 8.14(lH.e.,H-8) 



?$KiBg57-102889 (13) 

«V : ^1^1 2 6 2 DID 

MS : 2 8 4 . 2 8 2 (mV 1 ) 2 8 3.2 8 1 

(M*) 1 3 6 , 1 5 5 
CD ; C^) - 1 0.8.0 0 C 2 5 2 nm. HgO ) 

2'-(R) - ^Po-2'-9':*- + 5^-3'-0. 

2'- ( R) - ^oyu- Z-^jd-^-i^j^y^ys^ 

30«j't«6*e'u^yi«^K:i;d^UiCn*c«ii 
*»K0.0 2«/«:»BJt, a®-C8^WlSH^iUifco 

B£o \^ X ^ 2'- ( R) - ^oA.-2'-^:^+i'- 

3'- o , 5' - o - s^T-t^-«'*?^?>'i>'i^A^:|9 

>to'Rfi32«?; ((R2@825&> 

/tt>«i:1 79—1 8 1*0 

TLc ; Rfg = 0.6 4 

MUR dfpJD(CDC^3> 

2. 1 4 , 2.1 8 < « 3 H . « s. , ocooHgXg ) ^ 
4.72(lH,d.d. .H«Z)^ 4.78C2H. 
B., H r 5 ) , 5.-6 8 ( 2 H . Dr.. g.. nh^. 



^20^:32^^), 6.0 - 6. 1 ( 2 H . H - V d> li^ 

«-5')» 6.13(1H, JaBO,H-6')> 

7.7 8 C 1 H . e. . H - 2 ). 8.3 7 ( 1 H . 
e.. H - 8 ) 

2 6 2 c.. 

MS : 3 6 8 . 3 6 6 ( 1 ) 3 6 7,5 6 5 

(M-)330,288,156.135. 

2*-(R) -^i>*-2'-9*;i-*5^:^^y^y4/ 
^ A 

1) *»«)4e>:5&-ei9t*i3t2'-hy7/u;i-o 

^i^i^X/ujj?— A*-3',5'-0 - ( 1 , 1 , 5, 
3-^^9-fy7^o^f^i^i✓o.%'-J^>^ - 1 , 3 
-s^-f vi') *y^yfx>'A5 0 0 09 i ^ ^ V jf 
^A.*;^*A.TS K5«**Ci::d>U» Cn^CA^k 
UTS' C rPfiSOzK^0®taii»U-C«fe2»c«!t-^- 
) 7 0fip>«r;m^TMig-c2.5^/ifla#¥LA:o 

b««fAUT2'-*CR) - ?^oA - 2'-5»j*-4» 



5^ - 3; , 5' - o ( 1 , 1 . 5 , 3 . ^ J. 5 ^ 

7^?y i^vA$:4^:ito 1xfi4 4 0 «s>. 
mjSi I 1 75—1 78 "C 

5c « » *f C C23H38b3llgSi ^Br i L "C ) 

C* H56 N^t Br* 

®j3£iiS 4 8.5 6 6.7 7 1 2.2 7 . 1 4.1 3 

^'A^m 4 8.5 8 6.7 4 * 1 2.3 2 1 4.0 5 

NMR : «PPid(CDC£3) 

1.1(2 8H.-fy;;PatfA.), 4.4 6 (2H. 
B.. H - 5'), 4.5 H C I H . d.d.. H-2')^ 
5.34(1H.d..H.3')» 5.56(2B. 

Dr. . e, . HH2 . DgO t ^ ^ ) ^ 5.7 8 ( 1 
H , d.d. ; H . r ). 5.9 0 ( 1 H . J O. 
H - <5' ) * 7 . 6 9 ( 1 H . o . . H - 2 ) * 
8.5 8 ( 1 H , fl., H - 8 ) 
DV : ^«*0«2 6 2 om 

MS : 5 6 9 . 5 6 7 (m"*) 5 2 6.5 2 4. 

.488.444.355,311. 
CD : C«) - 1 5.3 0 0 ( 2 5 2 did. KoOH ) 
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) 



**BaBS5 7 -1 0 2 8 8 9 

) 



2) J:g5^fiEte)20 0«V*«fi;!Kf^»'?fcKsi79 

igat^D D,r. ' / ^ - A. i 5 :1 )^:^ 
w -> y j& 4r- A; ^' T L c rc, 1 j? Rf 2 = 0.50 

1 : 1 )-Cf4mL. iSlE«@U>t^^ 

( IR 2^ 8 3 5S ) 

j!aX9i:224-224*CC^W) 
7c « ^ *f C CiiH^igOaNgBr i u t: ) 

C$6 HS6 Br 56 

m^m. 4 0.5 7 3.6 3 2 1.2 6 2 4.2 4 
§t»<ffi 4 0.5 0 5.7 1 2 1.4 7 2 4.5 0 

KMR d ppo»(DM80-d6) 

4. 1 7 C 2 H , i> br. . B - 5' ) » 4.6 0 

( 1 H , d.d.. H - Z), 4. 9 3—5.0 6 

( 2 H . H - 3' is- i: OH - 5' , -e 1 H X 

5.7 0 C 1 H . A.d.. H - r > » 5.8 4 C1H, 



f$lSiB357-102889 (14) 
d., OH . 3* , i>20 t 3e * ) » 5.8 6 ( 1 H. 

J ^ O , H - 6' ) * 7.2 0 ( 2 H , tor.. NB2. 
DgO t 55 Si ) * 7.9 6 ( 1 H . o. , H - 2)» 
8.14(1H.e.,H-8) 
• 2 6 2 Dm 

MS : 5 2 7 . 5 2 5 2 4 6.2 2 8. 

15 6.155 
CD : C«J - 1 3.0 0 0 ( 2 5 2 oin H^o ) 
$S Msi^ K4 

2 ' (R) - B-K- 2'-f*J«**s^JJ^7^^>'i' 
5^ A 

^«SfPtl1 5lCJ*'l^T::ft-fty^!>-<^©tti)»C9?> 

-fb^. »-y^-^«cfflv^'rrafli*cs©3-e-c2' - (R) 
- s — K- 2'-^J*-*^'J^:?^^^•>'>'A%ft7to 
iR ft 5 8 0 "J? 

fifiX5i:212-215''C(d«) 
tC « » C CiiHiaOgNgi i U -C 3 

sijjgm 5 5.4 5 5.2 8 1 9.1 3 3 3.0 2 

tt»ffi 3 5.4 0 3,2 4 1 8.7 7 3 4.0 1 



HMR : £p|> mcsuso-dg) 

4.1 8 ( 2 H ,-f»i. or., H -5'), 4.59(1 
H , d.d.. H - 2' ) * 4.9 7 ( 1 H , t. . OH* 
5* . DgO t ^» ) * 5.0 8 ( 1 H , t. . H -3'X 
5.5 9 ( 1 B , d.d.. H - r ) ^ 5.7 8 ( 1 H\ 
d.. OH - 5' . D^O tX*)* 5.84(1H . 
J^rO . H -6')', 7.19 C2H . br., NH^ , 
»20t5f«)* 7.9 4 ( 1H . B., H - 2). * 
8.14(1H.e.,H-8) 
■ ^m?^ 2 6 2 om 

M8 : 5 7 4 CM*+ 1) 5 74 C¥*). 246.156. 
15 5 

CD : Ctf) - 1 9.5 0 0 ( 2 5 2o in-. HgO ) 

niAn ^ 5 

* ^ 9 y >^ A 
1) « » ^ 5 o :s ife « b n vfc <fc # ( 1 4 ) 

5 Oaj>i*"itJf9!><k»)^!>A 1 Sfly^r^''"-!^^ 
^A'^^^^A'TeKlaifCt^^U^ g<tSt-2 4 



X mmm as ^ 3is<^%fi&^^i 4 se bk ^ i^i u 

-2'-(R) - s-K-2'-^jr4»s^-3'.5' 

- o - ( ^ ^5'ty7•ot:'v^^7 5^oV1^v - i. 

3-S^'f/^)5^y^y'*>'>'A ( 1 5 b)4?#ito 
5 5 . 

HUB : ^ppoCCDce^) 

1.1(28H,^y:?'oi>^^/i,), 4.51(2 
H,--«»i.br.. 4.70(1H, d.d. . 

H - 2' ) , 5.4 6 ( 1 -H , d. . H - 3' ) * 
5.7 8 ( 1 H , d.d., H - V ) , 5.9 2 ( 1 
H ,J*»0 . H - 6'), 7. 4 — 8.1 ( 5H , 
m . 7 3, A. o 7.88 ( 1 H.e.. 

H - 2«it*tH - 8)^ 8.8 3( 1H . a., 
H - 8 £ ^11 a - 2 ) * 8.9 8 ( 1 h . br. . 
NH . D20 i X ) 

MB : 6 7 6 (M*- 43) .477.253. 
240.239. 258 
2) J:E35tf-ei9bnyfe^fiR«a«s5»W8o2t 



(15) f#BaBg57-1 02 8 89 



UUR ^ ppm( CU60 -dg) 

4.2 1 < 2 H . ^ ^ br., B - 5' ) . 4.6 6 
( 1 H . d.d.. H - ^ ) , 5.0 2 ( 1 H . t.. 
OH - 5' . DgO t 5c ) . 5.1 5 { 1 k , t,, 
H - 3' ) , 5.7 8 ( 1 H , d.d. , H - r ) , 

5.8 4 ( 1 a . d. . OH - 3' . D^O i 5E « ) » 

5.9 0 ( 1 H , J o . h' - 6' > * 7.5 - 
8.1 ( 5H .o.. 7x.=^/i.y»o hi^)^ 8. 32 
(lH.e..H-2>^8.7 5(1H.e.. 

H - 8 ) » 1 1,1 4 ( 1 H , br.. NH , DgO 
& 5S» ) 
9S £S 1 6 

2'-^j*''*">'^y^ ys^j/A 
11) 2^ - (R)-:/p*-?-9»;*-«*^4^ - 5', 5' 
-o-( 1 , 1 .3 ,5-^h*^y?^o*f-«' 

A 50 o«p* 2^c^(s^t:^ y - q - ^ ^ ^ yc 0.35 



I?S1B857-102889 (1$) 

BUi*XU^7i/*lfX--f y ^ ^ ju ^ h ^) i l&m 
fi:)tfflfe;*'^>'-tfi^5m^*Ci:^L» T/w=i*vSi 

ei£**'-c3^r^stiu>to «ffai*SLx mm <m ^ 

a? L o Rf 3 = 0.24«iao:'5^&'sx«:jg 
U T 2' ^ * - 5' . 5' - o - ( 1 . 1 . 

3 - s^-f>»'>*?^?>'5^><A^:>&;to ^Rdft 585 

«y . ( iR ^ 9 0 * ) 

fiixg ; 1 4 9 - 1 5 1 

NMR ^ppmCcDcfs) 

1M C 2 8 H . >f y 3^ o -n. ) , 2.3-2.6 
( 2 H . 16 tet , H - 2' ) * 4.4 9 ( 2 H . 
e.,H-5')* 5.59C1H. d.d. . H - 3' ) ^ 

5.7 2 C 2 H , B. . . »20 i: 35 » ) , 

5.8 1 (2H , H - 1'i*'J:otH-6'}^ 7.75 
( 1 H , e.. H - 2 ) » 8.3 6 ( 1 H , a.. 
H - 8 ) 



<:x° 2 6 2 oiD. 

8D& Z 

MS : 4 8 9 .446,554.311. 
212.136.155. 

C 0 U $S N « 

(arj Jefe 5 5.7 5 7.8 7 1 4.0 9 

5 5.5 8 8.0 8 1 4.0 4. 

<2) fflllE55«fe-C^St,nyt<t'&'©2 7 8iVt»<t^ 
h ?^^^Tv*=^a2 0 0 op4^>C«ftzk'?' 

fSAio 15«^(iR^8 25() 

231-234 
ItS^^m i CixB^^aOgHg t u T ) 

C 5S B 5S N 5S 

5 5.4 5 5.2 5 2 8.0 4 

gt #fia 5 3.4 3 5.3 0 2 8.5 5 

TLC ; Rf 2 =0.17 
NMR : «ppD(DU80-dQ) 



:2.2 — 2.4 ( 2H . n., B - 2')* 4.1 5. 
( 2 B . ^ tor. . H - 5' ) ^ 4.8 - 5.0 ( 2 
H . t . + d.d. , OH - 5' 4*- i: H - 3' 5.06 
( 1 H . d. . OH - 3' > ^ 5.6 4 ( 1 H . m. . 
B - 1'), 5.75( IB .J«teO .H.6')^ 
7. 1 7 ( 2 H . i. tor . , wHg ) , 7.9 7(1 
H,e..H-2)*8.l3(1B,e..B- 
8 ) 

UV : Z^Ji° 2 6 2 nm 

M8 : 2 4 7 (M*) 229,200.186. 

13 6. 135. 
CD : [tf ) - 6.9 0 0 C 2 5 2 DH) . HgO ) 

^mm 1 7 

2'- CR) - 7iy'2'f**^i^^:^9yi^ 

A . eiF » ffi 

2* - ( R) ' T h* ' 

;^ A 8 0 ^Tk^^ys^s^tSO*) 5faiCt;6» 
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) 



(16) 



t^gBBSS 7 - 1 0 2 8 8 9 



TLC : Rf^ = 0.1 5 . ^^2, = 0 

HMR dppnCDtfSo-de) 

2.5- 0 ( 5 H . 8.. cH3COO^) ^ 5.2 9 ( 5 h. 
tor. , WH3 )^ 5.47(lH,d.d,,H-2')> 
4.14C2H,B.,H-5')» 4.4 9C1H. 
d.. H - 5' ) ^ 4.8 5 ( 1 H ; Dr. . OH - 5' 
^ H OH - 5' ) . 5. 2 2 ( 1 H , br . , OH - 5' 

^ ^ OH - 5' ) ^ 5.4 b ( 1 H , d. . H - V) ^ 
5.71C1H,J^o.H-6')» 7.17(2 

• H . V t>r. , NHg )^ 7.84C1H,0..H 

-2)^ 8, 12C1H.e.,H-8) 

I 2 6 2 nm . 

m&x 

Me:262(M*) 244.216. 186. 156. 
15 5. 

CD : c«} - 1 0,0 0 0 ( 2 5 2 ojn . HgO ) 
5^ M6 1 8 



3lffiiflS57-102889(l6) 

1) 5t J6 <«J 1 5 O :35 ife -C # b tL 2' - 9 - K - 5'. 
5'-o - ( 1 .1 , 5.S-'xh?'<y:?^"t^' 
A'$?s✓o*i^x - 1 . S-s' — -N^-^i^ 
•r-fA'*:^^ y'vvA 2 5 O^Vvftfefl^fiOTsT 

^yufilO.O 8 9«^^jte2K'^:^H?>'rcta5*U 1^ 
MSffiUito 5f>K:zlc5K<fch yyV-^«B0.1 0 

^ * »D>t * 1 ^ WSfflt^ SJ5»*«ET-C 
agSL.X^oo^JA'-e. ' J - A 0 : 1) 

-CfSatfi^&i '^s^^-r*' - 2'-^;*-*4^ - 

5'.5'-o - CI . 1 .5. 5-^h9-fy?' 
ati'A.s^t^ci**^-!^^ - 1 p5-i^'f/w)-*^9 
y A ^ f§ & o 

TLc ; Rfi = 0.5 0 , Rf^, = 0.40 

MS : 5 9 5 (M*) i550. 554.516. 

5 1 1.2 4 0,1 0 5 

2) ^L^^m ^Mt- Y 9 -f '9- r ^ ^ 9'^ 



1 00«yt^*IC-7-h.5tFD79y1afK:i;&» 
U ^ ^ iS -C 1 0 ^ foT ttc U o rC ffli il?. BE « 

A.(7: 1)tffllAAvij39«^^^^TLcK: 
j: J) Rfg i= 0.4 1 «j£0^*:^ K'^:2)>^iR^»o ^' 
a o rt; A.-«.-^^y~A.c5: 1)-CjinBU* 

y i^vA^:{§*o 'Rfi5 2»y 

NUR : ^ ^ ppffl(DU80-dg > 

2.4C2H,n..H-2')* 4.18C2H, 
-¥» ^ tor. . H - 5' ) * 4.9 - 5.0 C 2 H , t.t 
d.d.. H - 5'i*-XO^OH - 5') * 5.1 4 (IH. 
d. , OH - 3' ) » 5.8 2C2H,H.6'i>X 
IJiH . 1')^ 7.5—7.7 ( 5H , ID., 
/ujPo ^ v)» 8.0 — 8.1 C 2H , m.. 7X 
^vu?^D hx), 8.55( 1H , e,.H-2X 
8.7 2 ( 1 H . e, . H - 8 ) » 1 1.1 2 C 1 

H , br. , MH ) 

U8:351(><'*).550.240. 156. 



13 5. 

2'-(R) - T'^f-'^f-:*'' 2 ' ^ ^ y ^ ^ 
9 y ^ A 

1) 2' - o - h y A. ^ n. ^ 7k =. ' 

>'A \ .9 8i»^tJS^f-3tfi^m* y^A0.62»fc 
^4'•!^^^^;t;X*^T^ K 20a<rci:d»L^ 

( 1 : 2)lS:^w-^,i^.1;3{7r•A'*9-^^^o-»^ 
^5:7.-f--C««SUti©5t£^#:©2'- (R) - T 
-fe^vu^ji- - 2'-f*;«-*fi^ - 3'. 5'- o - (1. 
1 . 5, 5-;?■^9'fy>"olf/^s7i*'o^i^i^ 
> 1 . 3 -S''fA.);^y'9yc^>'A4|S^<, IR 
j& 1.5 5 . 
TLo : Rfg =0.19 
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(17) t#gBBa5 7-1 02 8 89 



1.1 (28a .^ly^^DifA.), 2.1 1(3 

H , e.. -B-COoHa ) » 4,3 8 ( 1 H , t.. 

H - 3'). 4.4 6 ( 2H .-Pi. Dr.. 

5.38 ( 1H , d.d.,.H . 2'), 5.6 4 (2 

H .-PS. br . . WHg . UgO i 35 » ) V 5.75 
( 1 H , d.d.. H - r ) ^ 5.8 5 ( 1 H . 
J *r o , H - 6' ) ^ 7.5 9 ( 1 H . 8. . H - 
2)x 8.28(iH.e..H-8) 
MS : 5 6 5 (M*") .5 2 0 (M*- 4 3 ), 488. 
353,156.135. 
2) ±mmeZ «1 10<y^«£i^^h9bKB79 

1 0 0 ivic m JL^ Mf&X-5»r^St1¥^^o 

y y n ^ ^ ^5L T ii c ^:?tV/^ R/2 = Q'2 5 iS, 

^( 1 : 1 )-eiAmu. t^ff«;©u-C3Ed^4^o 
2'- ( R) - T-t^A.^^ - 2'-9*;^-4'^>^y* 



1?ffaaS57-l02889 (17) 
^yc/i^A 55«y(iR^88*)%^9^,o 
TLc : Rt2 = 0.2 3 
J '^mJx 2 6 2 nm 

D&X 

CD : C^) - 4 2 b 0 0 ( 2 6 2 Dm . HgO ) 

HMR (FX - 2 0 0 - FT . DMSO-dfi ) : 

pp ID 

2. 10 ( 3H , e., r -t ^ ^ ^ ) ^ 4.1 2 
C 1 H . d.d.. H - 2' ) > 4. 1 6 ( 2 H , 

•P broad. H - 5')^ 4.9 1 ( 2H , m, , OH 

- 3' X »i OH - 5* I H . 3' . D30 ssJM -e 

IB, d. IC % & > « 5.6 1 ( 2 H . o. . OH 

- 3' X rt OH - 5- X H " r . D^O «R XJD -C 

1H . d.rcac*)^ 5.80 ( 1 H . j^o. 

H-6')* 7.17(2H.-pi. brOftd. NH2- 

6 . Dgo ^m-om^ y ^ 7,8 6 i iB.B.. 

H - 2 ) * 8.0 P(1H,o.,H-8) 
% » 2 0 

2'-fj*-«*'i^;^7^5y->r^A 
1) 3'.5*-o.<l,l,3,3-^h^>fy 
^ra\fA.S/i^o4^'9'>' - 1 , 3 - S^'f-W') *y 



= A.j>'-f. J it - \ 2 0 op ^ A , 2-£f^D 

x^yuC 1 : 2*)^ffl\/^-&s^>;?&.r'/u(yA.^ 
tt^^ Art 7 7 4 7 ) d«lT LC Klili? Rf4 = 
0.3 5«i£O-'*:^K^3d»#^.ao ^oaii;^,^ 
"/^y-A.( 1 : 1 )tr?Biai »vaR E L « 

: 1 )5:^w&£^U**-^^JSTLc*fTV^» 
= 0.5 5fifaaO''fxK*:ft»#4C&o ^00 
*>wA->jjiy-A.( 1 : 1 )t:JwtflU* tfcEE 

•C2'-0- (^^-^Tvr-A' - 2--fA'^;*-*A. 
Uf«A,)-3'.5'-o-(i.i,5,5-^ 2) 
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A'):^3^5y.>':^A220ia9(iR^65*)^ 

155-160*C 

TLc ; Rf^ =0.3 5 * Rfe = 0.0 8 

NMR ( PX . 2 0 0 - PT , CDc^g) : 

1.1(28H.^;^-fy:/»nif^)^ 4.57 
i 2 K , ^ \ broed. B - 5' ) » 5.6 4 ( 3 
H . m, . HHg - 6 + H - 5' , DgO 13s JBD f 1 H . 
d. rc 3(! 4 ) , 5.8 8 ( 2 H , m. , H - 2' . 

H-r), 6.04(lH.J«eO,H-6'>^ 
7.05 C 1H , e.. -f$^.^-<n.H - 4)^ 
7.72( IH . e.,-f$^.>-^H.5)^ 
7.8 4 ( 1 h' . e. . H > 2 ) ^ 8.3 3 ( 1 H . 
0 . , H - 8 ) . 8. 4 0 ( 1 H , e . , -f $ ^ 
- A- H . 2 > 
Waee ; 6 1 5 (M*) ,5 7 2 (M**- 4 3) . 488. 
487.462.444.327, 
2 8 5.1 3 6.1 3 5 
±ge^iixlol 2 0aSf^^tiRhJi'JL'^2u4K./jB 



) 



(18) 



*#B38S 57-102889 



^*S0>tT/^3'>'/f:^^«tTl 10°C-C2 0B|p 

PS KiiSU^^* »cffi«i^'t*o «i5* 
U^^i^ y s&r'A'^^TL crcXiJ Rffl = 0.4 1 

as 4 X ^ y - A. b *S -ft U -C 5' . 5' - o - 
- 1 . 5 - ^ ^ ) - 'Z - * ^ *y ^ 

TLc ; Rf3 =0.4 1 » Hfe = 0.1 0 
fi& fro 5',5^-o-(1,1,3.3-:f-h^ 

A = « i£ ^ fife 1 « 



nr^lBS 57-1 02689 (18) 
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